Key indicators: single-crystal X-ray study; T = 100 K; mean (C-C) = 0.004 Å; R factor = 0.035; wR factor = 0.096; data-to-parameter ratio = 45.0.
The title compound, C 12 H 19 IO 5 , is the orthorhombic polymorph of a previously reported monoclinic form [Krajewski et al. (1987) . Bull. Pol. Acad. Sci. Chem. 35, [91] [92] [93] [94] [95] [96] [97] [98] [99] [100] [101] [102] . The dihedral angles between the six-membered ring and the two five-membered rings are 67.66 (14) and 71.79 (13) , whereas the dihedral angle between the five-membered rings is 74.41 (12) , indicating that all three rings are twisted from each other. The six-membered ring has a twist-boat conformation while both of the five-membered rings have envelope conformations. The crystal structure is stabilized by a network of C-HÁ Á ÁO contacts linking the molecules into a twodimensional array parallel to the ab plane.
Related literature
For the monoclinic polymorph of the title compound, see: Krajewski et al. (1987) . For the synthesis and biological evaluation of 6-substituted purines, see : Gambogi Braga et al. (2007) . For halogenation reagent systems, see: Classon et al. (1988) . For the synthesis of perosamine derivatives, see: Stevens et al. (1970) . For the synthesis of labilose, see: Westwood et al. (1967) . For ring conformations and ring puckering analysis, see: Boeyens (1978) ; Cremer & Pople (1975) . For the stability of the temperature controller used in the data collection, see: Cosier & Glazer (1986 Table 1 Hydrogen-bond geometry (Å , ). Data collection: APEX2 (Bruker, 2005 ); cell refinement: SAINT (Bruker, 2005) ; data reduction: SAINT; program(s) used to solve structure: SHELXTL (Sheldrick, 2008 ); program(s) used to refine structure: SHELXTL; molecular graphics: SHELXTL; software used to prepare material for publication: SHELXTL and PLATON (Spek, 2009). HKF and WCL thank Universiti Sains Malaysia (USM) for a Research University Golden Goose Grant (No. 1001/ PFIZIK/811012). WCL thanks USM for a student assistantship. AMI is grateful to the Director, NITK, Surathkal, India, for providing research facilities 6-iodo,6-deoxy-1,2,3,4-di-O-isopropylidine-α-D-galactopyranoside as a part of its structure (Classon et al., 1988) . These intermediates are used for the synthesis of 6-substituted purines which show high activity against Leishmania amazonensis (Gambogi Braga et al., 2007) . These results prompted us to synthesize the title compound, (I).
Compound (I), Fig. 1 , crystallized in the orthorhombic space group P2 1 2 1 2 1 but has been reported previously (Krajewski et al., 1987) in the monoclinic space group P2 1 , with a = 11.157 (2) A adopts the twist-boat conformation (Boeyens, 1978; Cremer & Pople, 1975) with puckering amplitude Q = 0.629 (2) Å, φ = 75.3 (3)° and θ = 325.6 (2)°. On the other hand, each of rings B and C adopt an envelope conformation with flap atoms O2 and C5, respectively, but having different puckering parameters. For ring B, the puckering amplitude Q = 0.285 (2) Å and φ = 294.9 (5)° whereas for ring C, the puckering amplitude Q = 0.323 (3) Å and φ = 150.8 (4)°.
The crystal packing (Fig. 2 & Fig. 3 ) is consolidated by C8-H8B···O2 and C12-H12C···O2 contacts ( Table 1 ) that link the molecules into a 2-D array parallel to the ab plane.
Experimental Triphenylphosphine (0.53 g, 1.9 mmol) and imidazole (0.4 g, 5.7 mmol) was added to the mixture of 1,2,3,4-di-O-isopropylidine-α-D-galactopyranoside (0.5 g, 1.9 mmol) in toluene: acetonitrile (2: 1, 10 ml). The mixture was heated to 70 °C.
Iodine (0.6 g, 3.8 mmol) was then added portion-wise for a period of 30 min and mixture was further stirred for 2 hours.
The completion of the reaction was confirmed by TLC (30% EtOAc/hexane, R f -0.6). The brown reaction mixture was concentrated under vacuum and the residue was purified by column chromatography using 25% ethylacetate in petroleum ether to get desired compound as white crystals. (Yield 600 mg, 83%, m.p. 334-336 K).
Refinement
C-bound H atoms were positioned geometrically [C-H = 0.96-0.98 Å] and refined using a riding model, with U iso (H) = 1.2U eq (C) and 1.5U eq (methyl-C). A rotating group model was used for the methyl groups.
The maximum and minimum residual electron density peaks of 0.87 and -1.24 eÅ -3 , respectively, were located 0.85 Å and 0.52 Å from the H8A and I1 atoms, respectively. supplementary materials sup-2 Figures   Fig. 1 . The molecular structure of (I), showing 50% probability displacement ellipsoids and the atom numbering scheme. 
